1) Gram-scale synthesis of 4a
A solution of p-thiocresol 1a (2.604 g, 21 mmol), maleimides 2a (1.94 g, 20 mmol), CuI (0.76g, 4 mmol) , N,N-dimethylformamide 3a (60 mL) and 40% HBF4 (4.39 g, 20 mmol) was stirred at 120 ℃ for 8 h under O2. After cooling down to room temperature, 100 mL of water were added, and the resulting mixture was extracted with ethyl acetate (3 × 100 mL). The organic phases were dried with anhydrous Na2SO4, concentrated and purified by silica gel column chromatography (eluent: ethyl acetate-PE, 1: 8) to yield the pure product 4a (3.98 g, 76%).. Theta range for data collection 1.993 to 25.992°.
Index ranges -9<=h<=12, -7<=k<=6, -25<=l<=24
Reflections collected 6704
